Key indicators: single-crystal X-ray study; T = 100 K; mean (C-C) = 0.003 Å; R factor = 0.026; wR factor = 0.060; data-to-parameter ratio = 22.9.
In the title compound, [Nb(CH 3 O) 2 (C 5 H 7 O 2 )Cl 2 ], a slightly distorted octahedral coordination geometry is observed around the Nb V atom with Nb-O distances in the range of 1.8254 (16)-2.0892 (16) Å and Nb-Cl distances of 2.3997 (14) and 2.4023 (12) Å . The O-Nb-O angles vary between 81.36 (7) and 172.65 (7) , while the trans Cl-Nb-Cl angle is 167.34 (2) . There are no hydrogen bonds observed.
Related literature
For synthetic background, see: Herbst et al. (2010; 2011) ; Davies et al. (1999) . For applications of acetylacetone-type ligands in industry, see: Steyn et al. (1992 Steyn et al. ( , 1997 Steyn et al. ( , 2008 ; Otto et al. (1998) ; Roodt & Steyn (2000) ; Brink et al. (2010) ; Viljoen et al. (2008 Viljoen et al. ( , 2009a Viljoen et al. ( ,b, 2010 . For related niobium complexes, see: Sokolov et al. (1999 Sokolov et al. ( , 2005 ; Antinolo et al. (2000) ; Dahan et al. (1976) .
Experimental
Crystal data [Nb(CH 3 Á min = À1.14 e Å
À3
Data collection: APEX2 (Bruker, 2005 ); cell refinement: SAINTPlus (Bruker, 2004) ; data reduction: SAINT-Plus; program(s) used to solve structure: SIR92 (Sheldrick, 2008 ); program(s) used to refine structure: SHELXL97 (Sheldrick, 2008) ; molecular graphics: DIAMOND (Brandenburg & Putz, 2004) ; software used to prepare material for publication: WinGX (Farrugia, 1999 (Steyn et al., 1992; 1997; Otto et al., 1998; Roodt & Steyn, 2000; Brink et al., 2010) . This study forms part of ongoing research to investigate the interaction of transition metals used in the nuclear industry, specifically zirconium, hafnium, niobium and tantalum, with O,O′-and N,O-bidentate ligands. (Steyn et al., 2008; Viljoen et al., 2008; 2009a,b; Herbst et al., 2010; 2011) . (7) and 172.65 (7) °, while the trans Cl-Nb-Cl angle is 167.34 (2) °. All the bond distances and angles are similar to other relevant niobium(V) structures (Herbst et al., 2010; 2011; Sokolov et al., 1999; 2005; Antinolo et al., 2000 and Dahan et al., 1976) .
Experimental
NbCl 5 (0.3134 g; 1.16 mmol) was carefully dissolved in absolute methanol (5 ml) (Care: exothermic reaction). Acetylacetone (0.119 ml; 1.16 mmol) was added to the solution. The colourless solution was stirred for 1 h at room temperature and the solution was left to stand at 252 K for 24 h after which pale-yellow crystals, suitable for X-ray diffraction were obtained.
Refinement
The methyl and aromatic H atoms were placed in geometrically idealized positions and constrained to ride on their parent atoms, with C-H = 0.95 and 0.98 Å and U iso (H) = 1.5U eq (C) and 1.2U eq (C), respectively. The highest peak is located 0.74 Å from Nb1 and the deepest hole is situated 0.65 Å from Nb1.
Computing details
Data collection: APEX2 (Bruker, 2005 ); cell refinement: SAINT-Plus (Bruker, 2004) ; data reduction: SAINT-Plus (Bruker, 2004 ); program(s) used to solve structure: SIR92 (Sheldrick, 2008 ); program(s) used to refine structure: SHELXL97 (Sheldrick, 2008) ; molecular graphics: DIAMOND (Brandenburg & Putz, 2004) ; software used to prepare material for publication: WinGX (Farrugia, 1999 Δρ min = −1.14 e Å −3
Special details
Experimental. The intensity data was collected on a Bruker X8 ApexII 4 K Kappa CCD diffractometer using an exposure time of 60 s/frame. A total of 1033 frames were collected with a frame width of 0.5° covering up to θ = 28.32° with 99.8% completeness accomplished. Geometry. All s.u.'s (except the s.u. in the dihedral angle between two l.s. planes) are estimated using the full covariance matrix. The cell s.u.'s are taken into account individually in the estimation of s.u.'s in distances, angles and torsion angles; correlations between s.u.'s in cell parameters are only used when they are defined by crystal symmetry. An approximate (isotropic) treatment of cell s.u.'s is used for estimating s.u.'s involving l.s. planes. ) is used only for calculating R-factors(gt) etc. and is not relevant to the choice of reflections for refinement. R-factors based on F 2 are statistically about twice as large as those based on F, and R-factors based on ALL data will be even larger. 
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